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Abstract： 
To expand the application of rice husk (RH) resource, this study developed carbon-based RH 
ceramic (RHC) particles using a common high-temperature carbonization method. The 
morphology, composition, and structure of the RHC particles were characterized with a series of 
modern analysis technologies and were then compared with those of the initial RH powder and 
carbonized RH (CRH) particles. The dry tribological behavior of RHC particle adobes (RHAs) 
was also investigated. Results showed the sheet-shaped morphology of the RHC particles. The 
graphitization degree of the RHC particles was lower than that of the CRH particles possibly 
because the phenolic resin (PR) filled the micro-pores of the RH particles, thereby prompting the 
formation of amorphous carbon in the RHC particles as a result of high-temperature carbonization. 
The appearance of a hydroxy function group (–OH) on the surface of the RHC particles was 
ascribed to the decomposition of PR at 900 °C. The friction coefficients and mass loss rates of the 
RHAs almost increased with the rise in load and velocity. In addition, the friction coefficients of 
the RHAs decreased at high load (5 N) and velocity (0.261 m/s) conditions. Such outcome 
indicated that the variation of contact area between steel ball and RHA at high load and velocity 
conditions resulted in the abrasive wear or catastrophic wear. 
Keyword: Rice husk ceramic particles, Morphology, Composition and structure, Dry friction  
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1. Introduction 
The comprehensive utilization of biomass resources has received increasing attention as a solution 
to the serious environment, resource, and energy crises. In China, the acreage of crops is 
approximately 145 million ha per year. Food crops comprise 76% of the total acreage, with rice 
yield amounting to approximately 400 million; such large amount of rice yield can in turn produce 
a considerable amount of rice husks (RHs), which could induce a security crisis, such as burning 
and storage issues [1–2]. The firing of RHs in farms releases pollutants that adversely affect the 
environment. Therefore, the comprehensive utilization of RHs is especially important. The 
preparation of rice husk ceramic (RHC) particles is a good method to conveniently utilize RHs. 
RHC can be used as a sliding element in linear guides and linear sliders because of its low 
Young’s modulus, low friction coefficient, and high abrasion resistance. 
The preparation of RHC particles has been extensively reported. For example, Asano [3] 
found that the 25% impregnation rate of phenol resin (PR) is the best dosage for promoting the 
mechanical properties of RH silicon carbon materials. Unuma [4] prepared a glass-like 
carbon/silicon material by co-carbonizing RH and PR in a nitrogen atmosphere at 900 °C. In this 
work, inorganic constituents such as K2O, SiO2, NaO, and CaO were investigated and found to be 
the cause of the hygroscopic expansion of the carbonized material. However, the study did not 
examine the morphology and structure of the glass-like carbon/silicon material. Kubo [5] 
optimized the manufacturing processes of RHC particles to reduce the amount of inorganic 
constituents and consequently enhance the mechanical strength and hydrophobic properties of 
RHC materials. Iizuka [6] developed a new porous carbon material by mixing defatted rice bran 
* Corresponding author: Tel.: +86 13956020635 
E-mail address: huez@hfuu.edu.cn, huenzhu7@163.com (E. Hu) 
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with PR. The study compared three types of manufacturing processes for preparing the porous 
carbon material with high mechanical properties. Kumagai [7] investigated a carbon/silica 
composite fabricated from RHs by means of binderless hot-pressing. The sintering temperature 
and size of the RH powders significantly influenced the bulk density of the carbon/silicon 
composite. The methods used in the aforementioned studies are extensively reported, but the 
morphology, composition, and structure of RHC particles have not received the same attention. In 
particular, few studies have explored the particles of carbonized rice husk (CRH) powders relative 
to RHC particles despite the potential benefits of CRH particles.  
The morphology, composition, and structure of RHC particles determine the variation in 
their tribological behavior. Dugarjav [8] investigated the tribological behaviors of RHC with 
different friction pairs, such as high carbon chromium steel, austenitic stainless steel, and Al2O3, 
under dry conditions using a ball-on-disk tribometer. They found that the anti-friction and 
anti-wear properties of the RHC resulted from the film formation on the steel balls. However, the 
same was not detected for A2lO3, hence the high friction coefficient (0.14–0.23). The study also 
investigated the effect of carbonization temperature (900 °C, 1,400 °C, and 1,500 °C) on the 
tribological performance of the RHC and found 900 °C as the best carbonization temperature [9]. 
However, research on the effects of load and velocity on the tribological behaviors of RHC adobes 
(RHAs) remains limited. In the present work, we design a series of system tribological tests to 
investigate the dry tribological behaviors of RHAs under different load and velocity conditions. 
The results of this study can serve as a reference for the proper utilization of RH resource and can 
further enrich the tribological theory of carbon materials. 
 
2. Experimental 
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2.1. Materials and apparatus 
Commercially available RH powder (mesh size, 10) and PR (Model 2133) were purchased 
from the Yuanyang Yanbing Rice Industry Co., Ltd. and the Wuxi Mingyang Adhesive Material 
Co. Ltd., in China, respectively. The detailed processes of preparing the RHC particles and RHAs 
were shown in Figure 1(a). Exactly 2.5 g PR was added to 7.5 g RH powder. The mixture was 
then stirred using a glass rod for 15 min. The 3 g mixture was transferred to a porcelain burning 
boat in a tube furnace (model OTF-1200X) at 900 °C and N2 atmosphere conditions for 2 h and 
was then cooled at room temperature. The remaining powder comprised the RHC particles. The 
CRH particles were obtained with the same direct carbonization method applied to the RH 
powders. The RHAs were prepared via compression molding, as shown in Figure 1(a). The mass 
ratio of the RHC particles and PR was 3:1.  
 
2.2. Analysis methods  
The internal structure and primary particles of the RHC and CRH were analyzed via 
high-resolution transmission electron microscopy (HRTEM, JEOL–2010) with a JEOL JEM-2010 
system at an acceleration voltage of 200 kV. A drop of ethanol solution containing CRH or RHC 
particles was dropped onto the HRTEM Cu grids. The Cu nets were supported by thin carbon 
films.  
Scanning electron microscopy with energy dispersive spectroscopy (SEM/EDS, model 
JSM-6700F) was employed to investigate the agglomerated morphology of three types of 
materials (RH, CRH, and RHC) and their fundamental element contents. The particle size 
distributions of the RH, CRH, and RHC were measured using a laser particle size analyzer (Model 
JL9200 SKL07). The surface chemical functional groups of the three types of carbonaceous 
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materials and the PR were analyzed with Fourier transform infrared spectroscopy (FTIR, Nicolet 
6700 model).  
An x-ray diffraction (XRD) analysis of the three types of carbonaceous materials was 
conducted using a Rigaku D/max-γB X-ray diffractometer with Cu-Kα radiation (λ = 1.542 Å). 
The average stacking height of graphite crystallite in the direction of c axis was determined with 
the following Debye–Scherrer equation [10, 11]: 
 
=
cosC 002 002 002
KL λ
β θ（ ）
 (1) 
Where Lc(002) is the average stacking height of crystallites in the direction of the c axis (nm),  K is the shape factor 
(with a typical value of about 0.89),  λ is the Cu X-ray wavelength (0.1542 nm),  θ002 is the Bragg diffraction 
angle and β002 is the peak width of the diffraction peak profile at half maximum height. 
Raman spectroscopy (LabRAM-HR, resolution = 0.6 cm−1, scanning repeatability = ±0.2 
cm−1) was employed to investigate the carbon structure of the three particle types. For the powder 
samples, a dense layer approximately 1 mm thick was pressed with a steel spatula onto a silicon 
wafer, which was then placed on the microscope sample holder. The filtered samples and graphite 
bar were placed directly on the sample holder. The microscope was focused onto the sample 
surface with a white light source at 50× magnification. The white light was then replaced with a 
laser beam (532 cm–1), and the Raman spectra were recorded (Stokes Raman shift = 100–3,500 cm) 
[12]. The microcrystalline graphitic planar size (La) of carbonaceous material is defined using the 
following formula [13]: 
( )D G
4.4
aL = I I  
(2) 
Where ID and IG are the integrated intensity of the G and D modes, respectively; La is microcrystalline graphitic 
planar size (La) of carbonaceous material, (nm). 
 The ID/IG rate reflects the degree of graphitization disorder of the carbonaceous material. The 
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wear resistance and friction reduction properties of the RHAs were assessed via a series of 
systematic tribological tests conducted under a controlled atmosphere using a micro-tribometer 
(WTM-2E model), which can be used to investigate the low load conditions of tribological tests 
[14]. Figure 1(b) shows the schematic diagram of the tribo-meter. The test temperature and 
relative humidity were approximately 25 °C and 60% (RH), respectively. The effects of load and 
velocity on the dry friction property of the RHAs were investigated. The upper tribological 
specimen was a stainless steel (grade 304) 5 mm diameter ball with a surface roughness was 0.35 
μm (Ra) and  a hardness of 74.0 (HRC).  The lower specimens was RHA. The shore hardness of 
RHAs test pieces was 31-34 HS, measured with a shore hardness tester (Model HS-19A). The 
surface roughness of the RHAs was approximately 1.60 μm measured using a 3D laser scanning 
microscopy (mode VK-X100K). Each tribological test was conducted three times to reduce 
experimental deviation.  
 
3. Results and discussion 
3.1 Morphology analysis  
Figure 2 shows the SEM images of the RH, CRH, and RHC particles under different 
magnifications. Micro-holes were observed in the RH particles (red rectangle in Figure 2(a)), but 
they were non-existent after the carbonization process at 900 °C (Figure 2(b)). The size of the 
RHC particles was obviously reduced compared with that of the RH and CRH particles, as proven 
in the analysis of the size distributions of the particles (Figure 3). The average particle sizes (APS) 
of the RH, CRH, and RHC particles were 408.2, 193.8, and 76.2 μm, respectively. In addition, the 
RHC particles were shaped like a sheet, as shown in Figures 2(c) and 4(c). These results indicated 
that PR could promote the variation in the morphology of the RH particles during the 
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carbonization process. The variation mechanism was ascribed to the PR added into the 
micro-holes of the RH particles, which were then subjected to carbonization at 900 °C to 
transform them into amorphous carbon[15]. The graphitization degree of the RHC particles was 
slightly lower than that of the pure CRH particles, as denoted by the yellow rectangle shown in 
Figure 4(b). Graphite fragments appeared in the CRH particles. Their presence can be clarified 
with the electron diffraction diagrams of CRH and RHC in Figures 4(b) and (d), respectively. 
 
3.2 Composition and structure analyses  
Figure 5 shows the EDS analysis spectra of the RH, CRH, and RHC particles. The main 
elements of the RH particles were C, Si, O, and K. The elements C, Si, O, Fe, Ca, and K were 
detected in the CRH particles [16]. The RHC particles only comprised C, O, and Si; its Fe, K, and 
Ca content was too low to be detected.  
Figure 6 shows the Raman analysis spectra of the RH, CRH, and RHC particles. For the RH 
particles, two peaks at 1,300 and 2,880 cm−1 were attributed to the presence of organic compounds 
such as lignin and cellulose. The Raman spectra of the CRH and RHC particles both show that the 
two peaks at 1,326 and 1,580 cm−1 were attributed to the D and G peaks [17–19]. The ID/IG value 
(3.43 in Table 1) of the RH particles was lower than that of the RHC particles (ID/IG, 3.64). Hence, 
the degree of graphitization disorder of the RHC particles was slightly higher than that of the RH 
particles. These results are consistent with those of the HRTEM analysis shown in Figures 4(b) 
and (d).  
Figure 7 shows the XRD patterns of the RH and RHC particles. The peak at 22.01° was the 
crystal face (002) of graphite, thereby revealing the existence of a graphite micro-crystal. The 
three peaks at 20.08°, 22.01°, and 42.38° were attributed to the 002 crystal faces of SiO2 and the 
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002 and 101 crystal faces of graphite according to the standard card PDF41-1487 database [20, 
21]. The corresponding average stacking height of crystallite in the direction of c axis of the RH, 
CRH, and RHC particles were approximately 1.61, 3.08, and 5.31 nm, respectively (Table 1). The 
Lc(002) (5.31 nm)of RHC particles was higher than that of CRH (3.08 nm) particles. However, the 
microcrystalline graphitic planar size (La) of RHC（1.20 nm）was smaller than that of CRH (1.28 
nm). Moreover, the degree of graphitization disorder of the RHC particles (3.64) was higher than 
that of the CRH particles (3.43) which indicated the ordered graphitization carbon content of RHC 
was lower. These phenomena indicated that some components of the RH particles were lost during 
the carbonization process, with the remaining components being amorphous carbon and silicon 
dioxide. The crystallite size of silicon dioxide was approximately 81.05 nm. Moreover, the 002 
peak of the RHC particles was weaker than that of the CRH particles, thereby indicating that the 
graphitization degree of the CRH particles was higher than that of the RHC particles. 
Figure 8 shows the FTIR analysis of the RH, RHC, and CRH particles. For the RH particles, 
the peaks at 3,438, 2,926, 2,844, 1,624, and 1,093 cm−1 were attributed to the –OH stretching 
vibration, –CH3 and –CH2– stretching vibration, C=C stretching vibration, and Si–O stretching 
vibration [22–25]. For the CRH particles, the peaks at 3,438, 2,926, and 2,826 cm−1 almost 
disappeared. Hence, the components of the RH particles were completely decomposed at 900 °C, 
except for the silicon compound, the presence of which was demonstrated by the peak at 683 cm−1 
(Si–O bending vibration). The absent peaks were detected when PR was added into the RH 
particles. In addition, the peaks at 3,438 cm−1 (–OH), 1,624 cm−1 (C=C), 1,093 cm−1 (Si–O 
stretching vibration), and 683 cm−1 (Si–O bending vibration) intensified. These results were 
ascribed to the introduction of the PR, which caused the chemical reactions between the RH 
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powder and PR [25, 26].  
 
3.3 Tribological performance  
Figures 9 (a) and (b) show the friction reduction property of the RHA at different load and 
velocity conditions for 30 min. The friction coefficients almost increased with the rise of load and 
velocity. However, the friction coefficients decreased under velocities of 0.261 and 0.157 m/s with 
stationary loads at 2 and 5 N, respectively. 
Figures 9 (c) and (d) show the wear resistance property of the RHAs under different load and 
velocity conditions for 30 min. The effect of velocity on the wear resistance of the RHAs was 
more obvious than the effect of load conditions. The highest mass loss rate was observed at a load 
of 2 N and a velocity of 0.209 m/s (Figure 9(c)). Moreover, the mass loss rate of the RHAs almost 
increased as the velocity and load increased.  
Figures 10 shows the variation of the full-scale surface morphologies of RHAs after friction 
testing at different load and velocity conditions. The width of wear traces increased with the 
increases of load and velocity. In particular, catastrophic wear appeared when the velocity was 
0.209 m/s and load was 2 N. 
Figures 11 and 12 show the cut-off worn surface profiles and corresponding surface 
roughness of the worn surfaces of the RHAs. The width of the wear traces almost increased at 
high load and velocity conditions. However, the width of the wear traces decreased when the 
velocity increased to 0.105 or 0.261 m/s at 2 N for 30 min. Besides, The surface roughness of the 
wear traces also decreased from 167.49 μm (0.209 m/s) to 71.92 μm (0.261 m/s), as shown in 
Figures 11 (e’) and (f’). The results are consistent with the variations in the friction coefficients 
and mass losses shown in Figures 9(a) and (c). As for the effect of load, the width and surface 
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roughness of the wear traces almost increased as the load increased, except when the load was 4 N 
(Figure 12(e)).  
 
3.4 RHC particle formation and friction mechanism analysis 
The PR first filled the micro-caves of the RH powder during the preparation process, and the 
components of the mixture easily decomposed at 900 °C for 2 h. The thermosetting PR 
disintegrated into small organic molecules at a high temperature. These organic molecules can also 
react with the RH powders to form amorphous carbon materials. Thus, the graphitization degree of 
RHC particles was lower than that of the CRH particles. In addition, small organic molecules, 
including the –OH group, could be adsorbed on the surface of the RHC particles, thereby 
improving the intensity of the peak at 3,436 cm−1 of the FTIR analysis.  
The wear of RHAs became serious at high load and velocity conditions. Abrasive wear 
resulted in a dramatic increase of the wear track width and depth. The increase of  both load or 
velocity resulted in the variation of apparent contact areas between steel ball and RHA as shown in 
Table 2. As a result of this, catastrophic wear appeared at 0.209 m/s and 2 N as shown in Figure 
10 (0.209 m/s) and Figure 11(e). 
 
4 Conclusions 
The common high-temperature carbonization method was employed to prepare RHC 
particles. The morphology, composition, and structure of the RHC particles were characterized 
using a series of modern analysis technologies. The tribological behavior of the RHAs was also 
investigated using a micro-tribometer under a controlled atmosphere. The following conclusions 
can be drawn:  
(1) The RH particles exhibited a sheet-like morphology, as revealed by the SEM and 
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HRTEM analyses. The graphitization degree disorder of the RHC particles was lower than that of 
the CRH particles possibly because the PR filled the micro-pores of the RH and CRH particles, 
thereby promoting the formation of amorphous carbon in the RHC particles.  
(2) The presence of the hydroxy function group (–OH) in the RH particles was attributed to 
the decomposition of the PR.  
(3) The appearance of serious wear of RHAs was ascribable to the increase of apparent 
contact area between steel ball and RHAs, which resulted in abrasive wear or catastrophic wear at 
high load and velocity conditions.  
 
Acknowledgements 
The authors wish to express their thanks to Mr. Bao Li, Mr Xinan Cao, Dr. Tianxia Liu for their 
assistance in the XRD and HRTEM tests. The financial support from the National Natural Science 
Foundation of China (Grant No. 51505121) and Anhui Provincial Natural Science Foundation 
(Grant No. 1508085J10) and Anhui Provincial Students' Innovation and Entrepreneurship Training 
Program (Grant No: 201511059157) are gratefully acknowledged. 
 
References 
[1] J. Wang, L. Dai, Y. Tian, S. Qin, Analysis of the development statue and trends of biomass 
energy industry in China, Transactions of the Chinese Society of Agricultural Engineering, 23 
(2010) 276-282 (in Chinese). 
[2] B. Cai, X. Chen, M. Kai, F. Zhang, Generalized utilization and studied advance of rusk hull, 
Academic Periodical of farm products processing, 4(2010), 55-59 (in Chinese). 
[3] J. Asano, M. Kimura, T. Takahashi, H. Iizuka, Effect of resin impregnation on mechanical 
12 
 
properties of rice hull silica carbon, International Journal of the Society of Materials 
Engineering for Resources, 17 (2010) 173-176. 
[4] H. Unuma, K. Niino, K. Sasaki, Y. Shibata, H. Iizuka, S. Shikano, T. Nakamura, Preparation 
and characterization of glass-like carbon/silica composites from rice hull and phenolic resin, 
Journal of Materials Science, 41 (2006) 5593-5597. 
[5] S. Kubo, H. Iizuka, Y. Shibata, S. Shikano, Improvement of water resistance in porous carbon 
material made from rice bran, International Journal of the Society of Materials Engineering 
for Resources, 13 (2006) 44-48. 
[6] H. Iizuka, T. Noguchi, S. Shikano, A new porous carbon material made from rice bran, 
International Journal of the Society of Materials Engineering for Resources, 11 (2003) 10-15. 
[7] S. Kumagai, J. Sasaki, Carbon/silica composite fabricated from rice husk by means of 
binderless hot-pressing, Bioresource Technology, 100 (2009) 3308-3315. 
[8] T. Dugarjav, T. Yamaguchi, K. Shibata, K. Hokkirigawa, Friction and wear properties of rice 
husk ceramics under dry condition, Journal of Mechanical Science and Technology, 24 (2010) 
85-88. 
[9] T. Dugarjav, T. Yamaguchi, S. Katakura, K. Hokkirigawa, The effect of carbonizing 
temperature on friction and wear properties of hard porous carbon materials made from rice 
husk, Tribology Online, 4 (2009) 11-16. 
[10] C. Ferreira, P. Santos, J. Bonacin, R. Passos, L. Pocrifka, Rice husk reuse in the preparation 
of SnO2/SiO2 nanocomposite, Materials Research, 18 (2015) 639-643. 
[11] SEM analysis of the changes of carbon layer structure of mesocarbon microbeads 
heat-treated at different temperatures, Chinese Science Bulletin, 11 (2004) 1105-1110. 
13 
 
[12] E. Hu, X. Hu, T. Liu, Y. Liu, R. Song, Y. Chen, Investigation of morphology, structure and 
composition of biomass-oil soot particles, Applied Surface Science, 270 (2013) 596-603. 
[13] R. Zhang, H. Wang, Y. Li, High temperature friction and wear performances of Ti/Cu-doped 
carbonaceous mesophases, Tribology International, 42 (2009) 657-661. 
[14] K. Shibata, T. Yamaguchi, K. Hokkirigawa, Tribological behavior of RH ceramics made from 
rice husk sliding against stainless steel, alumina, silicon carbide, and silicon nitride, 
Tribololgy International, 73 (2014) 187-194. 
[15] K. Hokkirigawa, S. Shikano, T. Takahashi, Development of hard porous carbon materials 
"RB ceramics" made of rice bran, in: Proceedings of the Third International Conference on 
Ecomaterials, (1997) 132–135.  
[16] X. Yao, K. Xu, Microstructure characteristic and X-ray energy dispersive microanalysis of 
combustion ash of rice husk and rice straw, Transactions of the Chinese Society of 
Agricultural Engineering, 19 (2015) 208-215 (in Chinese). 
[17] J. Wei, M. Cai, F. Zhou, W. Liu, Candle soot as particular lubricant additives, Tribology 
Letters, 53 (2014) 521-531. 
[18] R. Escribano, J. J. Sloan. N, Siddique, N, Sze, T. Dudev, Raman spectroscopy of carbon 
containing particles, Varibrational Spetroscpy, 26 (2001) 179-186. 
[19] L. Malard, M. Pimenta, G. Dresselhaus, M. Dresselhaus, Raman spectroscopy in graphene, 
Physics Reports, 473 (2009) 51-87. 
[20] E. Hu, X. Hu. T. Liu, R. Song, K. D. Dearn, H. Xu, Effect of TiF3 catalyst on the tribological 
properties of carbon black-contaminated engine oils, Wear, 305 (2013) 166-176. 
[21] E. Hu, X. Hu. T. Liu, R. Song, K. D. Dearn, H. Xu, Role of TiF3 catalyst in the tribological 
14 
 
properties of biofuel soot-contaminated liquid paraffin, Tribology International, 77 (2014) 
122-131. 
[22] R. Krishnarao, Y. Mahajan, Formation of SiC whiskers from raw rice husks in argon 
atmosphere, Ceramics International, 22 (1996) 353-358. 
[23] R. Krishnarao, J. Subrahmanyam, Formation of SiC from rice husk silica-carbon black 
mixture: Effect of rapid heating, Ceramics International, 22 (1996) 489-492. 
[24] D. An, Y. Guo, Y. Zhu, Z. Wang, A green route to preparation of silica powders with rice husk 
ash and waste gas, Chemical Engineering Journal, 162 (2010) 509-514. 
[25] Y. Shen, P. Zhao, Q. Shao, Porous silica and carbon derived materials from rice husk 
pyrolysis char, Microporous and Mesoporous Materials, 188 (2014) 46-76. 
[26] E. Hu, X. Hu, T. Liu, L. Fang, K. D. Dearn, H. Xu, The role of soot particles in the 
tribological behavior of engine lubricating oils, Wear, 304 (2013) 152-161.  
 
 
